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- ITITLE: J in;gé’ of hardened plastios by the method of chemical we) g 4

% SOURCE: Plasticheskiye massy, no. 11, 1965, 22-27

s TOPIC TAGS: polymes, ;zie.stic, ultrasonic welding, welding technology, weld
-evalpation, a’dhesiyg bonding '

ABSTRAC‘P: .The object of the investigation was to test currently held theories on,
tion and ultrasonic weld installation of type UZP-1 tilizing a generator of

type UZG-i0. Microsections of the welds, prepared after V, M. Guterman, A. M.
Kogan, and M. M. Kotina (Plast, massy. No. 4, 58y 1960), were investigated by

EBt misrophotography. The weld sirength of the various welds was deternined, and the

increase in temperature in the weld during welding was measured. The experimental
* ' |results are presented graphically (see Fig. 1)y and & table in which the strength

i Lcard_1/2_ . - ... UDC:__678.029.43

SOURCE CODE: UR/0191/65/000/01 1/0022/0027

e and to study the optimum conditions for, chemical welding of hardened plastics. The
"1 welding was accomplished by¢a. high-frequency (1.2 Kwt,\\go-l(cycle)'welding installa-
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Fig. 1, ‘ Rate of temperature inorease in

the weld during the h)\gh-freq ency welding |

" of the glass-textolite” KAST-V oi‘ 1.5 mm
thickness (area of weld 3 on©) and 6 mm |
area of weld 8 om?), Field strength:

N )-KAST-V, 1.5 mm thick: 1 = 2,0 -
kv/em; 2 - 2.9 kv/em; 3 - 3.0 kv/em; 4 -
4.4 kv/cm.

[
{1 =1.25 kv/em; 2 - 1275 kv/om; 3 - 2.0
o kv/cm, 4 - 2.5 kv/cm. '

iiof welded and 'glu'ed bonds‘is'c‘ompared is presented.
! temperatures’ welded bonds are of the same strength as glued bonds en¢ are superior
Orig. art. hast 1 table and 9 graphs.

ito the latter at high tempere.tures.

| SUB QODE:I.?,ﬂ/ SUBM DATE: none/ ORIG REF' 016/ OTE REF: €08 -
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) KAST-V, 6 mm thick:

200
180
160

190

B M‘ €L75 .9‘0 105 120)
77 "bime, aec.

It is concluded that at room
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B e 9 T_,ITL'Eg }Struqtm_'_al' plasticization of epoxide reéins\_ o

" SOURCE: - Plasticheskiye massy, no. 12, 1965, 12-14- :
"' q0PIC TAGS: epoxy plastic, plasticizer, copolymer, aghesive / ED-6 opocide resin.

ABSTRACT: This ‘artic,le deals with the prepération of phorylic resins (molecular

i weight of 400--600) by polycondensation of monopherylphosphate dichloroanhydride |
with resorcinol (I), hydroquimsne “(1I), p,yp'-dihydroxydiphenylmsthane, and - - i
T pep! -idihydrozqfdiphenylis%iprdpan'é»-é'ccordingfto a mothod described earlier (U. S.

' .._i_ Pat, 2616873 ; Brit. Pat, 679834). Preparation and propertiss of bulk copolymer ,
- ob%ained by addition of I or II to epoxide resin ED=G ‘-hre‘;}%o described,  The .- ¥
'work was undertaken-in-order- to improve -the irpact_strength/and adhesive proper-— .

. ties of polyepoxides. It was “egtablished that phorylic resins in bulk polymers

1
'
1
R
1
i

o " function as structural plasticizers, considerably increasing impact and tensile
B ;,;strgngtl; of cast producta and of adhesivelgfilms , at the same time lowering their i
e Cardl/z T e ememnaswoy = B

APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001756730010-1"



"APPROVED FOR RELEASE 03/14/2001 CIA-RDP86 00513R001756730010 1

SRR E ERONET

.3-"!3.L,

Cnmsess
ACCNR: Apéoou% y[’ R o 2

e ghss point.. Addition of dicyandiamide (II1) enhances both properties, as can
ba .geen 1n Fig. 1. : :
S Fig. 1. Glass point of cured block
: T polymers from epoxide and
|~ " . phorylic resins and epoxide rasin
: cured with dicyandismide: !
X 1 - bulk polymer from ED-6 and II, cured .
‘at 160C for 12 hours; 2 and '3 = bulk
_polymer from ED-6 and II, cured with III -
. (2-III added after 4 hours heating of ED-6
- ! with IT at 160C ; 3 - III'added %o the
90 %0 70 %010 "’” 8 . mixture of ED-6 and II at the atart) ;

/
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St 4= ED<6 owred-with T — A

Orig. e.rt. has: i 3 tables, 3 i‘iguras, and 1 ai;ructure. _
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'I‘I'I'LE- Bonding cured glass-reinforced plast1cs.' Clasa 39, No. 176388

SQURCI: | Svulleuen 1zcbret°n1; i uovaAQ.“n znazeT, ao. 22, 19c5, )

~TOPIC TAGS% glass, reinforced plastic, chemical bonding, unenturated po]yester
Yo

STRACT: An Author Certificate has been {gsued for a method for bonding glass-rein-
i forced plastics based on unsaturated polyesters or other binders which can be cures
1y additional polymerize.tion. The method involves coating of the surfaces to-be bonded
-} with a monomer (esges styrene) solution with added polymeriza.tion initia.tor, Joining

of the aurfacea, and high-frequency or ultrasonic heating. 5"~ - _[mo) _
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TITLE~ A method for wlcanizing. Class 39, No. 175221‘! 2

R - souma- Byulleten' :lzobrateniy 1 tovarnykh anakov, no. g, 1965, &
| TOPIC TAGs- ‘ vnl::anfn.zaf.:lon\ﬁI rubbermnomr, :Ln:!.tiat.or

V_ ABSTRACT: This Author Certificate presents a method for vulcanizing. To increase-
the strength and thermgl stability of the union, the surfaces of the Junction are
covered with a mixture of & proper ronomer and an initiator or with a vulcanizing
agent. The surfaces are then brought into contact with one snother, and the zone of
contact is hsated intsnsely. .
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e AUTHORS: iTrostyanské.ya, Ye. B.; Poymanov, A, M.3 Skorova, A. V. 72

_ f TITLE: Chemical reat:.tions on the surface of giass fibers used in the manufacture | )
-+ of fiber-glass plastics, .
i 17

“. .. 1 ORG: none

| SOURCE: Plasticheskiye massy, no. 11, 1965, 67-69

TOPIC TAGS: fiber glass, polymer, epoxy plastic, silicen quartz , surface active
agent, glass fiber, silicon, glass, quartz, chemical reaction, surface ionization !
ABSTRACT: It was the object ,of this investigation to find suitable conditions for;
the modification of surfacesf‘of glass, silicon, and quartz fibers.|> The modifica- .
tion was carried out by the chemical addition of organic radicals to ths surface,
according to the schemes -

) '+ TZ=81—OH + SOCly —» =SiCl 4 503 4 HCl |

' L_ =Si—ClI + BrMgR -T—»_ESi—-R{-MgBrCL? '

and

feaa1fe uGh 666,189.2114677,862.5
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=8i—Cl 4 K—0—C—C=CH; —» =5i—0—C—C=CH, {-KCI ,
o . H, . (!H, |

! 4here R = brimethylsilane, allyl, ethyl, phenyl, or methacryl respectively. The .

" contact angle of whetting and electrical surface conductivity of the modified
surfaces were determined after the method of Ye. B. Trostyanskeya, A. M. Poymanov,
and Yu. N Kazanskiy (Plast. massy, No. T, 196l). The experimental results are
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 tabulated, It was found that substitution of mono- and divalent ions by tri- and B

" tetravalent, ions on the modified surfaces enhances the hydrophobic nature of the
latter and eliminates the retarding action of the surface hydroxyl. groups on tha

i rate of hardening of polycondensation type binders, thus improving the qualities
of the fiber-glass plastiocs.  Orig. art. hasi -3 -bablas-and L equations. .. .. .. .
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AUTHOR: Trostyanskaya, Ye. B., Novikov, V. U.} Kazanskiy, Yu. N.

TITLE: Effeétvof increased temperatures on the sﬁrength of solidified resins and 7R
of materials of the same base. 1. Effect of increased temperatures on the strength
of SOlldlfled phenolformaldehyde resins éf

: SOUR»E; Mekbanikn polirerov no. 1, 19(6 67=73 x

TOPIC TAGS: resin, pheno;formaldehyde,_temperature dependence, tensile strength,
compressive strength, thermal effect

| ABSTRACT: An investiga.tlon of changes in tensile strength and of weight diminution
in phenclformaidehyde resins was carried out under high temperature conditions. It
was revealed that a spontaneous tranuition from the first to the second and third
_structural stages takes place with concomitant increase in the stabilization of
strength properties in the process of thermal destruction. In all the resins in-
vestigated and for every structural stage, the direct dependence between the relative
change of ultimate compression strength and the relative change of weight were
established irrespective of the conditions of thermal treatment. The investigation
‘was carried out on standard samples obtained by molding a mixture of hardened resin

‘Powder of the same, but preliminarily hardened, resin. Samples produc*d in this
UDC: 678 :1539.4.019.3 o
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way have better physical and mechanical properties in comparison with articles

made -of molding powders vith an inactive filler. - The lowest w ght . diminution in
the process of transition from one stage to another is typical of the phenolic-
furfural-formaldehyde resins, and the highest degree of strength retention is typical

| of tne phenolic-aniline-formaldehyde resins. Orig. art. has: 9 figures and 2 tables.
[Based on authors' abstract.] : : : [nr]
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a nearly total polycondensation of TMPO with resorcinol and total with phloroglucinol.
e .|« Final polycondensation products with both resorcinol and phloroglucinol were insoluble
) | thermosetting resins with nearly theoretical phosphorus content (10.9-—11.14% P).

’ Physicomechanica.l characteristics (Table 1) of the synthesized and hardened P-contain-
4ing polymers are comparable to those of the phenol-formaldehyde resins, but their
heat resistance is significantly higher. A sharp increase in deformation was observed

\ Teble 1. Properties of compacted TMPO-resorcinol
¢ ‘_OB : ) Pk . 7 o
: g o o® 2 | Hleat resistance gt 900C~T6r 5 i,
I . ""B’ E 0 oo —& L Esma ‘.
Resin 3\% AR 8 : Coke -
type : o 0| 0p Ll we [enitd urnirg . ke '
o P i B %% ,ﬂ@ﬁ e & T time Fleme -- [residue.,.
1 . g ﬁ‘ |o& ¢ 0w g o s5eC. ? :
< : 3 SH a8 AYS 3'3 "3‘30- .
,l . s - -

| IMPO—esorcimo] 970 | 5,85 | 4446 | 0.8 7—~8 | 20~25 a‘}é‘ 52,6
e t . : c moK1ing;
e {TMPO-phloro- 750 | 5562 | 4,68 | 0,19 - 1618 .'10—16- ight- 59,1

S PO T P EE

i glucinel - e

at 260—270C for TMPO-resorcinol resin and at 320-~350C for TMPO-phloro Jucinol resin.
Orig. ert. has: 6 tables. : ‘ _ [Jx]
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| AUTHOR: _ Trostyanakays, Ya. B.} Makarovs, S, B ' R

i1'0RGs” All-Union Scientific Research Institute of Chemical Reagents ard Especially
“’| Pure Chemical Substances (Veesoyuznyy naucEio-IasIEEovaEel'sEy InsBitut ™ e

...._. “Khimicheskikh reaktivov i oscbo chistykh khimichesidkh veshchestv) L L
' TITIE: Anion-exchange resins \belonging to the class of onium compounds ' A
..l;.-., 'SOURCE: Zhurnal prikladnoy kh)mii, ve 39, no. 8, 1966, 1754,-1760

/| 'TOPIC TAGS: anion exchange resin, chromatography, copolymer, styrene, vinyl compound
| ABSTRACT: Chromatographic ‘goparation of ions {rom salt solutions requires that.| -+
" lithe ion-exthange resin possess miltifunctionality, a high degree of ionizaticn |
'in a broad range of pH values, and a high rate of establishment of equilibrium ;‘

Fin the exchange reaction with ions of the solution. Copolymers of styrena with |
. ' divinylbonzene and styrene with divinyl with various amounts of the bridge- BE
- e “forming component in the copolymer, wero used to synthesize }anion—exchanga :
' | resins for a study of the influence of structure of the macromolecules upon the -
| Lon-exchange properties of the resins, The copolymers were chloromethylated,
1":| and then the chlorine atom replaced by amines, phosphines, or sulfides. Aniope ' i:v}l.
- |' exohange resins with svlfonium and phosphonium structural groups wora resdily | L
.decomposed in solutions of alkal ; anion-cxchange rasins tested with ammoniwam - -.° | -
.|| functional groups acquired the structure of bases, the degree of association of !
" {jvhich was determined by the struature of the radicals on the quaternary . I
. sx‘;:i.izroge::i Th:h t.he;;gl stability of the mﬂﬁ-exc%mm in the salt Tlt;orn ;
1decreased in the series ua > phos wm > um 0 . PR
|deoresasi sn the geries amenium.> prosprontn. 2.7 2 oospounds, The .. |
Dos0_ 3292 7L
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"degree of swelling of the anicn-exchange resins was determined by the structure
:of the bridge-forming component, with substantially greater swelling cbserved ;. . -
! among anion-exchange resins produced on the basis of the styrene-divinyl - i
icopolymer. The rate of exchange of ions from salt solutions was found to be

|' determined by the macromolecular structure of the anion-exchange resin. For —.
: ptyrene~divinyl polymers, ion-exchange equilibrium was established within 15
winutes, whereas the styrene-divinylbenzene anion-exchange resins were less
! guitable for chromatographio purposes, establishment.of {on-axchange -equilibrium
ving five to 20 hours, - The exchange oapscity varied ittla within the pif.::

range 3-8. Orig. art. hass '3 figures and 3 tables. [JPRS '

RRaa

s
’
H
.
%

P,

. 3
GrErERt

APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001756730010-1"



CIA-RDP86-00513R001756730010-1

03/14/2001

YE. V-

"APPROVED FOR RELEASE
| TROST YANSKAYA

T

2

35

e

b
o
&
&

i

LI

A

T

w.
s

SR

BRSNS

. Q.\‘ Wtd suye.
; $707E L17U0I38 JO AITTTQEIE Temrieyy .Avmr.amn.wmuvnm.qqmﬂﬁmﬁ .
) L T34 #U2343% JO sxomitodo) erqunrony
: ;u«noculhhﬂnm orf-uatey my m::u.:muum o..H uo{ncou-n:coo
m ‘g ‘g Tvdyy $ 'V 'Asgor ‘g T 3 vXsUvAooxy,
N (331 EI0RLT0J DTITWOIY OWOE JO we ;
A ~ Taz0do.u, uw_uoy3s
‘ (¥BSa) TTIITG 'd T4 puw \ [:§ _.v.< ‘Y cﬂtonﬂ
o1 suoTINnTO!
5 83ktoxave uw
! uPAR1dY S9ELRIO0IJ 0FUPYOXT-UOT uo nouacoamuw P—unw”on
: ..5u3 J0 303537 Au3 JO wWAITQO3d SuL  *(M¥EEN) "W ZpYpIee
— 207 ousafynfrod woay sutesy oleysEy

e st - vk el

B | 6303WI9T200V UOTIZTUIOINA JO WWORLAG BTANOT JO

/

!

- r—

. usTuy Jo set3aedoxg ey3 uo spunoduog outuwy ojuws
“eNIIE 8UY JO 30037  °(Puuiod) ooTavaon °p vca«..HuWHWmMMMMlyN

£6

%atizedoxg TeoTRAWD *{KtrSung

sursey a3uryoxF-uoY Jerodiy Jo
“T PUW ‘ y—p—LeeqTy

13- sot3a0d0
d ao03onpuo
uhmmﬂuw nw?i nmanwunu. D}JomATOL JO_UOT30NPOL, -ﬁg.amw«mn
TN Y ‘A, 5d6 ‘ . Gau.nuqndb.
i B Y T e LI W 2

62 SpTIOTUS TAuTALTOL pu¥ wou
~3I33U7 eyl .Aswndmvdwus.mﬂrﬂw puv ey

£L

TLutaL1og puw pPIoY D3InIINg JO el03em  ° " YRSXE Y
A TW puv ‘CADHOITUE CV "D ‘vAeX,qodop nmmml..ﬂl.wmmmw

cowugm:nﬁ:«uo‘qnﬂ uoanﬁcnmoomu:ucouonuoc E)
(USsa) rxvfTAIoE K% pus ‘UKSIUSH, 154 F W ..juumqum«%%

™" " €91900q3w0410d JO FUOTSIVALOD TEOTWIYD sy3 3o lprngg
30D

*{ysgn) wA: pue ‘TA
lﬂ.la-“.” md? X . v ..

(13 TOYoITY TAujaLrogd Jo sIey3z rLdosdou ue tLuisoussy
*(viuezny) TSGE¥50TH v pur Yaja G
2 , suioay avbnau.nanu.o -TOu!
.30 weTatuliorud *(puvrod) TepIENUY "F puw ‘°r ..m Fonmm

. “EOTITIIV BUY ACTIOJ USATS BOOUBIVI®Y
PALOTIUIN Oa® e9T3TTRUORIRE ON .ncsm—wnwoo kn«wsocwn"hu.mﬂ

JO UOTITPUIFIP oI PUR UGTIVZTIemLTod uo 90308y SNOTIEA

JO 8328332 Syl pur ‘eTUTIeIER JeTnoelom WITY Jo 2U0T3 OV UT
TPITEIRO pup geI32edozd ‘guOTIONeS uoy3ezIIniTod Fugzire

=3WD JO gpOIeT™ ‘°038 ‘grRIIeIER J030NpucoTEes ‘guyses eBuviyd

Y ~Té uoy ‘*8 o ‘gIamlyod egodind-tviosds Jo sieoyjuls oy
BUOT3ITEIT UOTIVSTIONATOd JO OTIGUTX 6Wy WITA Tvop (uIous®

U3 eeIoT3aT eyl AIETEIUD IWINOITOWOLDRW w0 wieded Suy

“UIPILO AIOA SEMTOATITHE ¥ JO TIT UOTI00G ©f ITYL 1ZDVHRADD

: ) *gpunodmoo
TUTNOITOW YBYY JO GTSOuINA0 U3 PUR PUOTIOUSI UOTIVZIIoM
-£10d ul p23E2IIIUT EISTESYD JOJ PRPUSINT 8T AOOQ ETWL  :FE0JUNL

*L1397mIYY JVTNOATONOIONN UO UOTRETENO) *LIISTHOU)
P2TTAdy pum oang JO uOTun TYUOTIBUINUT SYX . ! Aously Sug3osuodg

*BUTRSEX S *q PR ‘yosy

‘pajutad £07d00 000°G5 4 6oy

[0261 USEE Wy OA~PzI ‘mooSOW] ‘ITI UOTIYS (sojIvmmmg

PuE sxaded 006 ‘GT-41 Sunp ‘moosoy uj preg A33gTueyy

JUTTTITONOIIVN WO mnysodule .nuco«uu:..oucww« "IIX wATuineg

*£1833J8I03AE T LpETop {8 Qg6T wiu BI~41 ‘vaxsoy
‘HSSE TTETYY LousvAinyalowooowm od wnizodmis LAupouunpuzey

0951

MODS0  *LI3TTWIYD JLTNOOTOWMOIOPH 110 smIsoduly TRuoTIvLIesUY

vg6%/A0% ROIIYIIOTAXZ X0od I

FEVHL

CIA-RDP86-00513R001756730010-1"

03/14/2001

APPROVED FOR RELEASE



ey

"APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001756730010-1

SK BAND

A RIS S

Fiene L N
W GRIETY, T, N
SLAsl Ly nins
, i -
4’:8}')\1 L Gadg ! “ho
IMTRA 1 Y
(MTRA 1836}
.

APPROVED FOR RELEASE: 03/14/2001

CIA-RDP86-00513R001756730010-1"



BUTOVSKAYA, Ye.M.; KON'KOV, A.T.; NERSESOV, I.L.; PAK, V.A,;
TROSTYANSKTY, G.D.; ULOMOV, V,I.; SOKOLOVA, A.A., red.;
GORTKOVAYA, Z.1,, telm.red.

[Seismism of Uzbekistan] Seismichnost! Uzbekistans, Tashkent,
Izd~vo Akad.nauk Uzbekskoli SSR, Vol.l., [The Fergana Valley]
Ferganskaia dolina, 1961, 97 p. (MIRA 15:5)

1. Akademiya nauk Uzbekskoy SSR, Institut matematiki.
(Fergana—8eismology)
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Regularities in the attenumation with distance of the density of the
energy flow of seismic vibrations at periods of 0.3 to 019 seconds
in Central Asia, Trudy Inst, mat, AN Uz. SSR no.25:133-146 'é2,
(MIRA 16:8)
(Soviet Central Asia--Seismology)
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From the Normandy beaches.

p. 4 (Zolnierz Polski) No. 22, Oct. 1957, Warszaws, Poland

SO: MONTHLY INDEX OF EAST EUROPEAN ACCESZIONS (EEAI) IC,WL. 7, NO. 1, JAN. 1953
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TROSZKIEWICZ , Czeslaw; GQSZCZYNSKI, Stefan

e

h; i tone
Cyclization of pbenzylideneacetone and ﬁ-qme?gjlgenzzl-gjgfgig—gzo
oiimes to the quinoline nucleus. Rocz chemil 37 no.

163,

1. Deptrtment of Organic Chemistry, Institute of Technology,
Gliwice.
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GLINKA, Jeduige; TROSZKIEW
Synthiesis of quinoline nucleus by cyclization of ozirsz, Rocz

chemii 37 no.12: 11643-1644 163,

Technical University, Gdansk.

1. Department of Crganic Chemistry,
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' and other h
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Qlivice, ¢ of Organic Chemistry,

Fechnical University,
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FRAJSNAR, Bronislaw; TROSZKIEWICZ, Czeslaw

bensylation z%a
36 Noe5 :843-851

le Department of Organic Chemistry
14

Glivice, Technical Univeraity,
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PRAJSNAR, Bronislaw; TROSZKIEWICZ, Czeslawa

Influence of the structure of the re;inaining acyl group in

06H5CH2NHCOR amide in the course of benzylation
£
compounds, Rocz chemii 36 no.2:265-274 3:62. on of aromatic

1. Department of Organic Chemistry, Sil :
Technology, Gliwice. ry, Silesian Institute of
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~ ' 8/081/62/000/021/016/069 ]
B156/B101 :

AUTHORS: Prajsnar, Bronislaw, Troszkiewics, Cresiawa

TITLE: Relationship between the properties- of alkylating N-benzyl-

amides and the nature of the condensing agent

PERIODICAL: Referativnyy zhurnal. Khimiya, no. 21, 1962, 148, abstract
21Zh108 (Roczn. chem., v. 35, no. 6, 1961, 1635 - 1639 [ Pol.;
summaries in Russ. and Eng.]) . - ,

TEXT: When m-xylene (I) is benzylized by the action of C6HSCHZHHCOCGB

5
(II) in the presence of dehydrating and condensing substances (DCS)
[9205 (111), Pocl5 (1v), pcls, PBrs, 9013, S0C1, or Al@lj], products of

mono- and dibenzylizing are only obtained when using III or IV. The by-
products are CGHSCHzcl “(v), 0685011 (VI) and HCl, their formation being

. 572
+ POCIB;. when heated, VII decomposes to form V and VI; VIII + H20 —II+HCl.
I, 06350H3 (VIII) and anisole (IX) have been bensylized by the action of -~
Card 1/3

Jpossible by the following scheme: II + PClS-—a CGH CH N'CCICGHS (v1i1) /

APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001756730010-1"
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Relationship vetween the.., B156/B101

C6HSCH2NHCOCH3 (X) in the presence of IV. According to Schotten-Baumann,
30 & C4HSCH,NH, (XI) and 55 g CgH5COC1 yield 95.3 % II, m.p. 106 - 107°.
After 25 g XI and 30 g CGHSCOOH have been heated at 160 - 1809C for 6 hrs,

the total yield of II from the melt is 79.1 %.° 0.1 moles II, 100 ml I, and
& corresponding amount of DC§ are heated for 3 hrg gt 1209C (reflux con-
denser; the P205 is added in two batches: 35 g at the start, and g further

20 g 30 min later); when cool, it is dissociated with ice, and after a few
hours 20 ml T are drawn off with the water layer, and the reaction products )
Separated from the combined organic layers. fThe DCS are given, also the \//
benzylizing products of I, the other reaction products, and the amount of "
recovered IT in gi 55 g III, 57.3 % monobenzyl.1 (XII) and 9.8 % dibenzyl- -
I (XIII), 5.7 g VI, =3 37 & IV, 71.5 % XII and 9.8 % XIII, 164 g v, 9.2 8

VI and HCI, = 42 g PCls, =y 5.76g7Y, 1.59 8 VI and HCl, 11.55 90 g PBr ’

=y 44 g of a liquid substance with a boiling point of 70 - 90°C/16 am Hg corn-
(content of VI 6.4 g, content of By 34.7 £) and Heci, 4.2 50 g Pcl5, -

0.15 g V, 0.1 € VI and HC1, 14; T 8 80012, - 1.32 g v, 1.16 € VI and HC1,
“Card 2/3 |
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Relationship between the... g{gg}éfg{ooo/om/om/osg

13.2 2
i 42 g A1013 (in toluene), solid unidentified product, -. Por 3 hrg

25 8 Xy 66 g IV and 150 nl
i i f I, viIx _
dissoc i or 1, or IX are heated 0

iﬂi:‘i):;a::‘ga:lth ice, and the products of the reacticn ;2 ;lz‘gtcé oy are
benzy: tor ance and the reaction products are given)s 311 ed (the
vl toluene (b.p. 139 - 14100/11 om Hg, n25 1..57153' . 0517’6 32.21% |

benzyl toluene (b.p. 215 - 2359¢/11 mm. D . - 0
Bey ngY 1.5955) and 11.8% v; 1,

46.1 % XII (bep. 157 = 20 2.
(bep. 157 - 1589C/14 mn mg, ap- 1.5697), 3 % XIII (b.p. 235 -

24506/12 ma ng, 20 4,
§ Mp 1-3972) and 9.4% V, b.p. 60 - 7000/11 um Hgy 111, |

57.7 % benzyl anisole (b.p. 157 . 2
e (b.p. 157 - 1609¢/10 nm Hg,‘nno 1.5773) and 8.3 % -

dibenzyl anisole, b
P+ 200 - 210° 2
¢/2 un Hg, By 1.6010. [Abstracterts

note: Complete translat ion,]
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” 5/081/62/000/023/034/120
B166/B101
AUTHORS:  Prajsnar, Bronis¥aw, Troszkiew Czes¥awa
TITLE: . The effect of the structure of the aé&l residue of

C6HSCH2NHC0R amide on the course of the reaction of aromatic .
compound benzylation

N PERIODICAL: Referativnyy zhurnal. Khimiya, no, 23, 1962, 257,.abetract
. 232h137 (Roczn. chem., v. 36, no, 2y 1962, 265-274 [Pol.;
summaries in Russ..and Eng.]s

TEXT:. A study has been made of the reaction of toluene benzylation by the
action of CglsCH,NHCOR (Ia-k, where (a) R = H,.(b) R = CHy, (¢) R = 02H5,

(d) R = tgrt-c4n9, (e) R = CH,C1, (f) R = c013, (g) R = °6H5’ (h)n=o-N02%ﬁ4 o
(1) R = p-N0206H4, (k) R = p-CH3006H4); also by the action of N-benzyl b

benzene sulfonamide (II) and of N-benzyl phthalimide (III) in the presence
of POCl5. The dependence of benzyl toluene (IV) yield cn the structure

of the acyl residue of I-III is used to show that the reaction mechanism
. Card 1/4 '
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5/081/62/000/023/034/120
The effect of the structure of... B166/B101
is one of electrophilic substitution., A similar redction of Ig with C6H6’
toluene, m-xylene, anisole and C6H53r gave their mono- and dibenzyl
substitutes. The reaction between Ig and CGHSNOZ does not go. The method

of producing Ia, ¢, dy e has been improved and Ih was synthesized. A
mixture of 25 g CGHSCHZNH2 (V) and 50 ml 90% HCOOH is boiled for 30 min, ///

the excess acid is removed by vacuum distillation, the product is Ia,
yield 28.5 g, b.p. 169-172°/11 nm Hg, m.p. 63-64°C (from gasoline-benzene

¥
L

4:1), A mixture of 25 g V and 70 g CQHSCOOH is boiled for 5 hrs, 55 g of

fluid is distilled off, 40 g CQHSCOOH are added to the residue, this is

boiled for a further 3 hrs, giving Ic, yield 89.2%, b.p. 180-185°C/14 mm Hg,
m.p. 54-55°C (from gasoline-benzene). Id is produced by reacting 13 g
tert-C4H90001 with 12 g V; Id is C12H17ON, the yield 16.5 g, m.p. 82.5-830C

(from gasolineg. 25 g V is acylated in pyridine by the action of 43 g
CG13C001 at‘50 Cy the mixture is diluted with water, the product is I f,

... Card 2/4A
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5/081/62/000/023/034/120
The effect of the structure of... B166/B101

yield 40.2 g, m.p. 93-94°C (from alcohol). 4 mixture of 42 g 0-NO,C,H
and 45 g 80312 in 150 ml 06H6 is boiled for 1 hr, 80 ml of fluid is
distilled off and a solution of 54 € V in 50 ml C6H6 is added a drop at a

time to the residue, this mixture isg boiléd for 20 'min diluted with water
and the product is Ih, G, 4842030, -yield 72%, m.p. 124-125°C (from alcohol).

A mixture of 0.1 g mole I, 100 ml toluene and 37 g POCl3 is heated for

4.COOH‘

3 hrs at 120°C, cooled, ice is added, this is then filtered and 1V isg

extracted with toluene (the I-III are given and the yield of IV as %) : ///
Ia, 1.65; Ib, 45.5; Ic, 25.2; Id, 48.7; le, 25.4; If, 0; Ig, 70.7; Ih,
60.5; Ii, 70; Ik, 61; II (on5 instead of POCl3), 36; III, 0. A mixture of — °

0.1 mole Ig, excess aromatic hydrocarbon aﬁd 3 g POCl3 is heated for

3 hrs at 140°C, cooled, ice is added and the appropriate mono- and dibenzyi
derivatives are separated (the following table gives the aromatic hydro-
- cerbon, quantity in g, the monoderivative produced, its yield %,

boiling point in °C/mm Hg, n%o, the di-derivative produced, its yield %,
Card 3/4
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The. effect of the structure of..; ;{gg}éfg/b00/023/054/120
1

D ) ’ 1] y a ’ 8,

126"128 5/11’ m s
. +P. 26-270¢, - dib
. m.p. 68-72%. .. v T» dlbenzyl benzene, 11.6 -
_ dibenzyl’{tol;ané, t;)éuegze(,) ggé/?gnzyl6toluene, 76.7, 11’103;23553/15 5710
71.5, 148-152/11, 1.5694. dinbon ol 200025 m-xylene, 90, v e len,
<2694, divenzyl-g- v Uy benzyl-m-xylene
anisole, 100, benzy Fi-m-xylene, 9.1, 230-240 ’
yl anisole, 78, 16 ! 40/14, 1.5895
11,1 - » 18, 162-165/11, 1, e
» 220-240/12, 1,6010; bromobenzene, 140,'beng;f%ﬂg;g;::;z(inam;gle,
el c2,

163-167/12, 1.6041 (idents
. . ident
into p-C H CH,C (sentifiea 2v transformation by th2 Grignard reaction

?

H
5772764 ' - 158-159°¢), .
Complete translation.J )y ’ [Abstre.cter's note:
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8/081/63/000/004,/020/051

B1687/B102
““wjAuwnoaseﬁfi““j*Prajanar,'Broniarn',‘Troazkieuigzg-ﬁzaalgvav
TITLE: on the alkylation of aromatic compounds with subatituted :

amides RNHCOR' and on other reactions of amides in the
presenca of Poclg,

‘PERIODICAL: = Referativnyy shurnal. Khimiya, no. 4, 1963, 242-243,
abstract 42h132 (Roozn. chem., v. 36, no. 5, 1962, 853-864
Pol.; summaries in Russ. and Eng. )

- TEXT: The following particular facts can be astablished about the reactions
“. of the amides having the general formula RNHCOR' (I) with aromatic compounds
(4RV) in the presence of POCL,: (a) when R = (C H, .),-CH or

‘R = (anZn+1)5c' R is easiiy broken off; this leads to the formation of

alkylation products of the ARV, unsaturated hydrocarbons, other é;
gubatitution products and correaponding nitriles., (b) when R = anZn*1CHz, o

the ¢~N bond is considerably more stable and these amides are not
subjected to deamination if they are influenced by POCIB; on the other hand,
Card 1/7 .
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5/081/63/000/004/026/051
© ;' On the alkylation of ... } B187/B102

" 4ifferent reactions come about depending on the kind of acyl; e.g., in M
- oage of I (R = C4H9) Rt = C6H5) (1a) deacylation comes about with the -
7" formation of .‘C6ﬁ50001. The reactions, both the alkylation and the

| elimination, are apparently monomolecular with the usual stage of the
carbonium ion formation K*. As regards orientation both reactions
proceed according to the Zaitsev rule. Reducing 10 g of (033)201108-!105

in 100 ml of aloohol with Na (50% excess) gives 40% (CHB)ZCHCHerHz. b.p.

67-69°c, which is benzoylated by the Schotten-Baumann method; extraction
with ether and removal of the solvent yields I [R = (053)208052,

R' = CgH, ] (Ib), bep. 170-175°¢/11 om, m.p. 56.5-67°C. 50 g of C5y 40(CHy)

P FOE (b.p. 98-99°0/11, mm), 55 g of Ha and 38 ml of alcchol are usged to
synthesize 62% C_H CE(NH )CH y bepe 139-142°C in an analogous manner;
511 27773

I [R = 6.H, CH(CH,), B = 0635] (1¢), m.p. 70-71°C ia obtained from this
by the Schotten-Baumann method (from thinned alcohol). (CHB)BCOH (11) 7
is benzoylated up to I [R = (¢8;)5C, R = CgHg s (1d). 19.3 g of :
Cara 2/17 . el L
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8/081 /63/000/004/020/051

. On the alkylation of ... B187/B102

~ concentrated 32504 is added dropwise to 13 g of (cnj)icoa (I1) and 19.2 g
. of CGHS
400; the mixture is heated at 40°C for one hour, 150 g of ice are added and

then 84% Id, m.p. 133.5-1349C are obtained (from benszene). If concentrated
32304 is added to & mixture of I and II in glacial GHBGOOH at 50°C, the

yield of Id is 72%. For other I obtained by various methods R, R', b.p.
in 9¢/mm, m.p. in °C are given: cyclo-CcH, ;s CH3 (1e), 160-161/15,

104-104.5; cyolo-CeH, s CgHy (I1£), -, 149-150; Ia, 181-184/13, -;

. 0235CH(035), 0655 (1g), -, 85~86; CgHy 3 c53 (In), 141-142/10, -, 22%
1.4459; Cgh, 5y CgHy (I1)s 212-215/23, 44-45; Cplyqy Oy (Ik), 151-153/11,
- =, %% 1.4468. cyelo-CgH, NESO,C,Hs (IV), m.p. 30-91° was also ovtained.
© 0.1 moles of Id and 36 g of POCL; are heated 2.5 hours at 135° (bath

temperature) in 90 ml of M-xylol (V) (separation of HCl), ice is added,
and the non-reacted V, containing oyclohexene (VI) (yield 56%, determined
' by broamination), CHCK and 3.8% cyclohexyl-M-xylol (VII), b.p. 130-140°CA3 u,
. Card 3/7 . A

CN (III) over a period of 15 minutes at a temperature of less than
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On the alkylation of «.. B187/B102

nzon 1.5250, is separated by fracticnal digtilletion of the solution.
jjﬁjﬁ g of BFE,Q?G necessary to saturate the fraoction containing V. This

ey éi"i'eépéhdsf'td%a;'oy'cl,bhéxéne;-yia1dv:o'f»;_55._65:6_'.:,. For analogous rveactions of I~
. with ARV in the presence . of Poclj, the initial substances, reaction -

conditions, reaction products (in‘ all cages separation ofOHCI) are now
given: c.1 mole If and 5»6 g POC.'L} in 100 ml toluene, 120°C, 2.5 houra,

45% cyclohexane (VIII), 23% cyclohexyl toluene {b.p. 255_255°c,
136—13800/23 mm, a'8p 1.5240) end 9.1 g III; 0.1 mole If and 36 g POCla in

 "100 ml v, 140°, 2.5 hours, 31.4% VIII, 35,6% VII (b.p. 155—159°c/12 mm,
- n18D 1.5253) and 8 g III; O.1 mole If and 36 g POCl, in 100 ml anisole
(1X), 140°C, 2.5 hours, 8.3% VIII, 67.8% cyclohexyl anigole (x) (v.p.

141-1430/11 mm, nwn 1.5330; on letting it atand for a while, 1.42 g p~X,
m.p. 58-59°C settle; When the filtrate is cooled down %o -10°, o-X is
_ separated; m.p. 265-270°C, n0D 1.5305 together with 7.29 g III; 11.45 g I¢

T and 18.5 g POCl, inA59;¢14133i?;?éﬁ?é{lfﬁ?ﬁcf'76% III, 53.5% (1-nethyl hexyl-

Cearaalt L
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»;On the alkylatioa of «.. B1a7

“'fanlsole (014u220. b.p. 133-136°C/11 om, n%% 1. 4970) and a certain amount

of an unsaturated compound; 20.3 g If and 25 g POCIB, 1 hour, 150- -160°%¢

-~ (bath- temperature) with distillation of the reaction products, 73% VI
gb.p. 81-829C), a certain amount of III and chloro oyolohexane; 21.9 g Ic

and 30 g PGGIB, ag in preceding case; 67.4% heptene-2 (b.p. 97-100°¢C,

" n%%D 1.4043; oxidation with KMnO, leads to C,HgCOOH, b.p. 180-185°¢;

L anzl*de, m.p. 60-61° ) a certain amount of IIY and 0.3 g 0511“0}1010115

(b Jpe 142= 146 ¢, n20D 1 4273); 17.7 g Ig and 36 g POCIB in P0015 in 90 ml

¥, 3 hours, 120°C (bath temperature), 64.5% butene-2 (distilled off dunng

" the reaction and absorbed in a golution of Br, in CCl ); (cH CHBr)Z,

4-150-200%, n

Card 5’7 -

- b.p. 1545-157°C, 027D 1.5104), 82% III end 6.8% aec-bu y1~H-xy1ene (bep.
v 20D 1. 4975); 17.7-g Id and 36 g POCl3 in 100 ml toluene as in
_ '-precedlng ce.se, 57 8% ieobutylene absorbed in a solution of Brz in 0014,
r,l,cnznrcnr(cn)scz 5, ‘b.p. 148-152°, %% 1.5112), 77.5% IIT and 18% tert-
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- On the alkylation of ... T o B187/B102
i7 :butyI,to1§éne;(b§p. 190-19690, n2°D 1'4940)‘.17'7 g Ia and 36 g POCl3 in
100.m1 toluens ,Q}houxxja,‘,l,ZO?G: ag before 2.4 8——0635‘;091 (bep. 50-80°c/A4 mm;
“anilide, m.p. 1615162°C), 147 of: the initial substance Ia:(b.p. B
o '186-13890/14"mm,'n2°n 1.5360) and 2.2 g of a substance which digsolves in
" concentrated 32504; 17.7 g Ib and %6 g Poclavin 100 m1 V, 3 hours, 140 C,
" as before, 18% III, 6.8 g of the initial substance Ib (b.p. 165-175°C/13 mn,
- m.p. 56-57°C (from benzene)) and 2.3 g of a substance soluble in
conqentratéd ﬂ2804;’ 20.5 g I and 3 g POC].) in 100 ml toluene, 3 hours,
© 120%C (in the bath), 13.8 g of the initial substance Ii (b.p.
- 20u-210%C/16 mmy m.p. 44-45° (from benzene)) and 5 g of a substance
 “soluble in concentrated H2504; from the reaction of Ih, k with POCl5 in

toluene (3 hours, 12000) no particular substances are obtained; in an
analogous reaction between 11.9 g IV and 18 g POGli in 50 ml V (3 hours,

: 14000) HC1 ,iav"ee'para.ted; 7.1 g of the initial substance IV are obtained,
but alkylation ‘products of V cannot. be establighed. 1If POCJ5 is replaced -
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8/081/63/000/004/020/051 N
On the a.lkylation of ese 3187/8102 :,;.»

: by 30 g PZOS’ 20% VI are separated; at 120°C, 13.2% VI and 45% IV are
~ obtained. E\bstraoter'a note. CQmplete tranalation.]
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5/081 /6
167 b/ 004/019/051

_lfrajsnazf Bronistaw, Troszkiewilcz Cze

f ‘the be;
S _aromatic couipo’unda

-.,,Réferativnyy htrnal

abat , rnals Khimg a .

»Polract 42h131 (Roczn. chemf,'v?°564' 1962, 241-242,
ekt dunmaries in Rugg. anq Eng )’ no. 5, 1962, 843-85

o Presence of POcij.' toluen
- -influence of 2:pl3.g

e “Ikﬂation react
iong were invesgtj

-l - r t

ReRH, Rioc.sr o o TN CgHaCHRHGOC,H, (Ia, b Sated under the

T 5»‘-1_{’_-3-"(’23 03 ’(b) ER,."C”H*' 0. Bl Cae 6‘5 =i .": ».Cy d 'here' (a)

oo RS BeCoHS0, R'eR'aH; (o) Bapieg, ge

.--Gard-1f6 . o » R ~C,H,0
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- Influence of ‘the benzyl group . . ‘B187/B10

102

*ff,(d),ngafgg, R"=NO,) and cGHscn(n)uncocsﬂsr(Ix, whére R = C,H,) (ITa) as

o 'we'lJ_f as alkylation of benzene undgr the influence of IT (R'C6H5) (111).

= Underg the influence of P0015, the opening of the C-N bond and the breaking

.‘oﬁ' of the 02H500654CH2-group in the casges Ia, b, ¢ take Place easily with
- & high yield of ceascn (I1I). on the other hand, the C,H:0 group decreases

: "the yield of benzylation products of teluene, especially in case of itg
ortho or para position in which it is linked with the CHZ-group. At the

-, 8ame time, it incrsages the relative yield of dibenzylation products for

i the reacticn:with Ia (apparently & nixture of 5-(5'-02550-C6H4CHZ)—4-

o -;vcnéc6350Hécsus,end 2-(3'-czusocéa4cuz)-s-c2xsoc5nscnzc6a4caj-4"). The NO,-
aking off of the 4-R0206340H2-group 80 strongly
oduct obtained is the initial
8 the course of the benzy

degree,qqmpared with the Czﬂsn-group in IIa. When the latter was used,

Card 2/6
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Influence of the benzyl SIroup ... B187/B102

. unsaturated hydroocarbons were found -in the reaction products. 66 g
3-02H5006H4CHO (Iv) (v.p. 117-119°C/1% mm) are boiled in 300 ml alcohol and
& golution of 85 g NHQOH-O.S 1{2504 in 300 ml of water and neutralized

‘ngc%‘ for one hour, 200 ml of the solvent are driven off, 300 m! --ter are

. added and the oxime of IV is separated (1va), CqHy KOy, m.p. 60-61°C (from

benzene). 70 g of metallio Na ig asg quickly es possible added to 60 g of
IVa in 550 ml of absoluie alcohol, the mixture 1ig boiled for about 2 hours,
200 ml of water are added gradually, about 500 ml of the distillate are
dirven off with gteam and from the rest ias extracted with ether giving:

90 3-0235-00634332 (v), b.p. 120-122°C/13 mm, n20p 1.5303; hydrochloride

(cunt), 09H14CINO, m.p. 134-135% (from dioxane); picrate {PK), m.p.
,,178-17900, acetamide (AD), 911315“02’ b.p. 197-198°¢/3 mm, m.p. 60, 5-61°¢
(from benzene). 60 g CGHSCOCI are added dropwise to the weighed quantity
of 40 ¢ V in 300 ml of 104 NeOH. This givea 69 g of Ia, 016317302, m.p.

Card 3/6
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s/081 63/000/004 /01 9/051
. Influence of the benzyl group ,,, B187/B102 ,
5_555,7,00,,.(frbmwbenzene-gasqune).' The synthegig of T s é.nalogous

.- (specificationg

are I, empirica} formula, i
100-100.5 [2-02H50c6f14nnz, yield 76%, v.p. 119-122°C/14 um, n20p 1.5294; =
ChHt, CgHl; 4C1NO, ‘m.p. 164-165°; P, n.p, 197-198°%; ap, Cy 1B gNO,, m.p.

85-;860_}-; b, °16“17N°2' 98-99 (4-(:2115006}141132, Yield 80y, m.p. 128-129°cﬁ5am),
'~ and alao 1rb, m.p. 108-109% [¢

(4]
10685 ~CH(C,H  )Nm,, , b.p, 94-95°/19 nm].
Schotten-Baumann Treaction on

4-!10206H40H2HH2 yields 1g, n.p, 155.5-156%
(from aleohol}, 1o 0.1 moles of (¢

| 6%5)2CHO and 0.1 moleg of I1I in 60 m1
}5 of glacial.CHBCOOH,.11fg of concentrated g _: é
in the course of 2¢ minutes, th
then poured intg 300 ul waterige mixture, Thig 8ives 91% Ija,
(from alcohol)., 22 8 of Ta, b, ¢, 90 m3 of toluene and 33.5 g
LA 0°C for 3 hoursg; 1469-1.74 moleg
1 oof I; ice ig
. (RZhEhin, 1960,
i Card 4/6

M.p. in OC)' b' C16H17N02'

Rep. 171172
of POCL 5
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B102

R Influencs of the benzyl group .., B187

separate (specificationg are I, monoelkylation product, empirical formula,
yield in %, b.p. in °C/mm, yield of III in %, residue in g): Ia, tolyl~
(3-sthoxyphenyl methane, 9155330' 43.5, 180-182/13, 1.5625, di-(3-athoxy-

'ﬁf,;bgggyl)ptqlugne,iCésﬂggozyr 8y 265-270/12, 88.4, 3; Ib, tolyl-(2-

‘?7{etﬁpxyphényl)-méthane,‘016Hi80, 15, 169-172/12, 1.5595, di-(2-ethoxy-
~ benzyl)-toluene, Ca5H90,5 16.1, 220-226/1, 92, 9. 1¢ gave 2 g of a

nixture of monoalkylation and dialkylation productg, b.p. 16Q-240°/mm, 89%
19.2 g of 1d, 90 m1 of toluene and 28 g of

or 3 hours; after ice has been added, 17.1 g of

8_the geparation of - K
0f-170-200%C/13 wn, from a2

an be separated (from

‘ b, 80 ml of 0636 and 24 g of POCI} are heated at
120% for 4 hours; after ice hag been added, 4 g of (06115)3&{ (v1), a.p,

- 79-82°¢, are separated (from alcohol}); distillaticn gives: 78% III, b.p.

_1"
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Influence of the benzy1 group ,,, 34;7/£;o£' / / /
74«7600/14 Wly 4.4 g of 4

tixture Consigting of - 13% ( 0535').,’5~,CH¢1 and 67%_

-2f VI 50.54) and 3., 8 of ‘Tesiqye idoh 29 M

262 BePe 1641659 org Separated (from glnofal gy, coory, 1§
8y ?_;¥:;P!:}QIﬁEﬁé:gad“}Tfé 3.8re_heated at 120% fop

1 3 nce af 16.1% of an unsaturateq

5CH=CHCH_ ) {4 determineq -, meang

of III, bromination with g solution
CHBrCHB, m.p. 64-650, (from
'Be 160-1669C/12 gy, 4,207 1.5682 g

'4:fof:2,575-g Bré; di8til1atioy gives g0y
f .of‘Br2‘injCCl4 Yields 1,5 g of GSHSCHBr
161118, yield 45-2%' b

(9.5 g), b.p. 160-170% /13 23, ethylpheny]. i
‘ . 0xidiziqghthe highervfraction with N320r207 in CHjaOH
}:giyga.4~c635c90634cooa. m;pg'190-192°Ql' [;bstractep'a note;
ltrahsl&tioni}f:;‘.:.x I e : 7
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